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Part I: Synthesis
Additional Notes on Experimental Procedures
The dimethanamine used in the macrocyclisation was prepared following a literature procedure, 1 as summarized in the scheme below.
Our low yield of reduction (compared to the reported literature procedure) is attributed to retention of the bis-amine on the silica stationary phase used during column chromatographic purification. 
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Part II: Spectral Characterisation
Part III: Crystallographic Data
Macrocycle 1
Single crystals of macrocycle 1 were grown by slow evaporation of a chloroform solution. A suitable crystal was selected and studied using an Agilent SuperNova AtlasS2 diffractometer. Using Olex2, 3 the structure was solved with the ShelXS 4 structure solution program using Direct Methods and refined with the ShelXL 4 refinement package using Least Squares minimisation.
X-ray crystal structure of macrocycle 1. Thermal ellipsoids are displayed at 50% probability.
Crystal data and structural refinement for macrocycle 1: 3 1.267 μ/mm -1 0.834
